Key indicators: single-crystal X-ray study; T = 293 K; mean (C-C) = 0.002 Å; R factor = 0.045; wR factor = 0.136; data-to-parameter ratio = 16.1.
In the title compound, C 17 H 15 N 3 O 2 , two independent molecules (A and B) comprise the asymmetric unit. The major conformational difference arises in the relative orientation of the pyrazole ring amine and dioxole substituents which are anti in A and syn in B. The five-membered dioxole ring in each molecule has an envelope conformation with the methylene C atom as the flap. The mean plane through the benzodioxole and benzene groups make dihedral angles of 31.67 (8) and 68.22 (9) , respectively, with the pyrazole ring in A; the equivalent values for B are 47.18 (7) and 49.08 (9) . In the crystal, supramolecular zigzag chains along the b-axis direction arise as a result of N-HÁ Á ÁN hydrogen bonding. These are consolidated into supramolecular double chains via C-HÁ Á ÁO and C-HÁ Á Á interactions.
Related literature
For background to the biological activity of amino substituted pyrazole derivatives, see: Tanitame et al. (2004) ; Chimenti et al. (2006) ; Ding et al. (2009) ; Shen et al. (2011) ; Deng et al. (2012) . For a related structure, see: Muruganantham et al. (2007) .
Experimental
Crystal data C 17 H 15 N 3 O 2 M r = 293.32 Triclinic, P1 a = 9.7690 (7) Å b = 10.4250 (7) Å c = 14.283 (1) Å = 96.626 (2) = 91.903 (2) = 91.164 (2) V = 1443.67 (17) Å 3 Z = 4 Mo K radiation = 0.09 mm À1 T = 293 K 0.40 Â 0.25 Â 0.20 mm
Data collection
Bruker APEXII CCD diffractometer Absorption correction: multi-scan (SADABS; Bruker, 2004) T min = 0.965, T max = 0.982 29089 measured reflections 6620 independent reflections 4674 reflections with I > 2(I) R int = 0.031 Refinement R[F 2 > 2(F 2 )] = 0.045 wR(F 2 ) = 0.136 S = 1.02 6620 reflections 412 parameters 4 restraints H atoms treated by a mixture of independent and constrained refinement Á max = 0.19 e Å À3 Á min = À0.17 e Å À3 Table 1 Hydrogen-bond geometry (Å , ).
Cg1-Cg3 are the centroids of the C28-C33, C19-C24 and C2-C7 rings, respectviely. Symmetry codes: (i) Àx þ 1; Ày; Àz þ 1; (ii) Àx þ 1; Ày þ 1; Àz þ 1; (iii) x þ 1; y; z þ 1.
Data collection: APEX2 (Bruker, 2004); cell refinement: APEX2 and SAINT (Bruker, 2004); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: ORTEP-3 for Windows (Farrugia, 2012) , QMol (Gans & Shalloway, 2001) and DIAMOND (Brandenburg, 2006) ; software used to prepare material for publication: publCIF (Westrip, 2010) .
Comment
The amino substituted pyrazole unit is an important backbone in the area of synthetic as well as medicinal chemistry due to the broad range of biological activities of such compounds, such as anti-depressant, anti-anxiety, anti-fungal, antibacterial, anti-diabetic and anti-cancer (Tanitame et al., 2004; Chimenti et al., 2006; Ding et al.,2009; Shen et al., 2011; Deng et al., 2012) . In this connection, the title compound, (I), was synthesized and its crystal structure is reported on herein.
Two independent molecules (A and B), comprise the asymmetric unit of (I), see (Muruganantham et al., 2007) .
The presence of N-H···N hydrogen bonding leads to supramolecular zigzag chains along the b axis in the crystal structure of (I), see Fig. 3 and Table 1 . These are consolidated into supramolecular double chains via C-H···O and C-H···π interactions (Table 1) . These stack with no specific intermolecular interactions between them ( Fig. 4) .
Experimental
A mixture of 3,4-methyleneoxyphenyl acetonitrile (2 g, 0.012 mol) and N,N-dimethylformamide dimethylacetal (4.89 ml, 0.037 mol) was stirred at 355 K; progress of the reaction was monitored by TLC. At the end of the reaction, the solvent was removed under vacuum. The residual crude mass was mixed with 4-methyl phenyl hydrazine hydrochloride (1.96 g, 0.012 mol) in methanol (20 ml) at room temperature. The mixture was refluxed and the reaction progress was monitored by TLC. At the end of the reaction, the solvent was removed under reduced pressure. The residue was dissolved in water and NaHCO 3 solution was added until basic pH was obtained. The product was extracted in ethyl acetate (200 ml × 2), and this ethyl acetate layer passed through Na 2 SO 4 and concentrated to dryness. The crude mass was purified by silica gel column chromatography, eluted with ethyl acetate:hexane (1:4) to produced 2.8 g of a yellow solid [Yield: 77%. M.pt:
422-423 K]. Single crystals suitable for X-ray measurements were obtained by repeated re-crystallization from ethyl acetate at room temperature. supplementary materials sup-2 Acta Cryst. (2013). E69, o736-o737
Refinement
The C-bound H atoms were geometrically placed (C-H = 0.93-0.97 Å) and refined as riding with U iso (H) = 1.2-1.5U eq (C). The N-bound H-atom was refined with the distance restraint N-H = 0.89 (1) Å, and with U iso (H) = 1.2U eq (N).
Being affected by the beam-stop, the (0 0 1) reflection was removed from the final cycles of refinement.
Computing details
Data collection: APEX2 (Bruker, 2004); cell refinement: APEX2 and SAINT (Bruker, 2004) ; data reduction: SAINT (Bruker, 2004); program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure:
SHELXL97 (Sheldrick, 2008) ; molecular graphics: ORTEP-3 for Windows (Farrugia, 2012) , QMol (Gans & Shalloway, 2001) and DIAMOND (Brandenburg, 2006) ; software used to prepare material for publication: publCIF (Westrip, 2010) .
Figure 1
The molecular structure of the two independent molecules comprising the asymmetric unit of the title compound (I),
showing the atom labelling. Displacement ellipsoids are drawn at the 35% probability level.
Figure 2
Overlay diagram of the N1-and inverted N2-containing molecules (red and blue, respectively), where the pyrazole rings have been superimposed. A view in projection along the b axis of the crystal packing of compound (I). The N-H···N, C-H···O (obscured) and C -H···π interactions are shown as dashed lines (see Table 1 for details).
4-(2H-1,3-Benzodioxol-5-yl)-1-(4-methylphenyl)-1H-pyrazol-5-amine
Crystal data
Hall symbol: -P 1 a = 9.7690 (7) Å b = 10.4250 (7) Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > 2σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq O1 0.05184 (17) (6) 0.0388 (7) −0.0019 (5) −0.0142 (6) 0.0058 (5) N2 0.0851 (10) 0.0404 (7) 0.0410 (7) −0.0072 (6) −0.0169 (7) 0.0076 (5) N3 0.0804 (11) 0.0434 (7) 0.0639 (10) −0.0094 (7) −0.0347 (8) 0.0143 (6) (7) −0.0007 (7) −0.0025 (6) C30 0.0478 (9) 0.0492 (9) 0.0535 (9) 0.0018 (7) −0.0012 (7) 0.0088 (7) C31 0.0394 (8) 0.0666 (10) 0.0399 (8) −0.0067 (7) −0.0023 (6) 0.0070 (7) C32 0.0455 (9) 0.0631 (10) 0.0444 (9) −0.0042 (7) 0.0002 (7) −0.0098 (7) C33 0.0403 (8) 0.0503 (9) 0.0517 (9) 0.0030 (6) −0.0020 (7) −0.0061 (7) 
